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the solution used for the manganese determination. In this way
a better average sample is obtained. Of materials containing
up to 10 per cent manganese, from 8 to 1.0 g. are taken, of richer
manganese alloys (ferro-manganese, metallic manganese, etc.)
a correspondingly smaller amount (down to 2 g.). Dissolve
the sample in nitric acid (d. 1.2) and remove the silica as
described on PJ 64.

Catch the filtrate from the silica in a 500-c.c. calibrated flask,
or, if the weight taken was less than 8 or 10 g., in a 250-c.c. flask.
If a dark-colored residue remains after volatilization of the silicon
by treatment with sulfuric and hydrofluoric acids, dissolve it
in the crucible with a little hydrochloric acid (d. 1.12) and rinse
the solution into the calibrated flask.

.. Fill the flask up to the mark with water which is at the labora-
tory temperature, thoroughly mix by pouring back and forth
into a dry beaker several times, and take an aliquot part for
the manganese determination by means of a pipette, a smaller
calibrated flask, or by weighing.

If the substance for analysis is insoluble in acids, ignite from
2 to 3 g. with magnesia and sodium carbonate as described for
the determination of silicon, p. 124. Transfer the ignited mass
from the crucible to an agate mortar, moisten with water, break
up the larger pieces with the pestle and grind into a fine powder.
Rinse the mass into a beaker, cover the latter with a watch-glass
and add a little sodium peroxide to decompose any manganate
that was formed during the ignition. Heat the liquid on the
water bath, with frequent stirring, until the excess of peroxide is
decomposed and, if the solution then appears green or violet
(from manganate or permanganate), repeat the treatment with
sodium peroxide. After the manganate has all been reduced,
the solution should be colorless, or yellow in case chromium is
present. Filter off the precipitate, containing all the manganese
and iron together with the magnesia, etc., and wash it well with
hot water. Rinse the precipitate into a porcelain dish and dis-
solve it in hydrochloric acid (d. 1.12). Evaporate the solu-
tion nearly to dryness, to make sure that all the chlorine is
expelled, and rinse with dilute hydrochloric acid into a 250-c.c.
calibrated flask. Make up to the mark with water and take an
aliquot part for the titration.